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This data validation report has been prepared by WESTON START under the START III Region V 
contract.  This report documents the data validation for 36 soil samples collected for the Sauget/E. St. 
Louis Residential PCB/Dioxins Sampling Site (Sauget) that were analyzed for PCB homologs using 
U.S. Environmental Protection Agency (U.S. EPA) Method 680. 
   
A quality assurance (QA) level IV data package was received from CAS.  The data validation was 
conducted in general accordance with the U.S. EPA Contract Laboratory Program “National Functional 
Guidelines for Superfund Organic Methods Data Review” dated June 2008.  The attachment contains 
the results summary sheets. 
 
PCB HOMOLOGS BY U.S. EPA METHOD 680 
 
1.  Samples 

 
The following table summarizes the soil samples for which this data validation was conducted.  

 
Samples Lab ID Date 

Collected 
Date 

Extracted 
Date Analyzed 

SE-SS-01-110409 R0906411-001 11/04/2009 11/9/2009 11/18/2009 
SE-SS-02-110409 R0906411-002 11/04/2009 11/9/2009 11/18/2009 
SE-SS-03-110409 R0906411-003 11/04/2009 11/9/2009 11/18/2009 
SE-SS-04-110409 R0906411-004 11/04/2009 11/9/2009 11/18/2009 
SE-SS-05-110409 R0906411-005 11/04/2009 11/9/2009 11/23/2009 – 11/24/2009 
SE-SS-05-110409-D R0906411-006 11/04/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-06-110409 R0906411-007 11/04/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-07-110409 R0906411-008 11/04/2009 11/11/2009 12/2/2009 
SE-SS-08-110409 R0906411-009 11/04/2009 11/11/2009 12/2/2009 
SE-SS-09-110409 R0906411-010 11/04/2009 11/11/2009 12/2/2009 
SE-SS-10-110409 R0906411-011 11/04/2009 11/11/2009 12/2/2009 
SE-SS-11-110409 R0906411-012 11/04/2009 11/11/2009 12/2/2009 
SE-SS-12-110409 R0906411-013 11/04/2009 11/11/2009 12/2/2009 
SE-SS-13-110509 R0906411-014 11/05/2009 11/9/2009 11/20/2009 – 11/23/2009 
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Samples Lab ID Date 
Collected 

Date 
Extracted 

Date Analyzed 

SE-SS-14-110509 R0906411-015 11/05/2009 11/9/2009 11/23/2009 – 11/24/2009 
SE-SS-15-110509 R0906411-016 11/05/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-16-110509 R0906411-017 11/05/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-17-110509 R0906411-018 11/05/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-18-110509 R0906411-019 11/05/2009 11/9/2009 11/20/2009 – 11/23/2009 
SE-SS-19-110509 R0906411-020 11/05/2009 12/2/2009 12/4/2009 
SE-SS-20-110509 R0906411-021 11/05/2009 12/2/2009 12/4/2009 
SE-SS-21-110509 R0906411-022 11/05/2009 12/2/2009 12/4/2009 
SE-SS-22-110509 R0906411-023 11/05/2009 12/2/2009 12/4/2009 
SE-SS-23-110509 R0906411-024 11/05/2009 12/2/2009 12/4/2009 
SE-SS-23-110509-D R0906411-025 11/05/2009 12/2/2009 12/4/2009 
SE-SS-24-110609 R0906411-026 11/06/2009 12/2/2009 12/4/2009 
SE-SS-25-110609 R0906411-027 11/06/2009 12/2/2009 12/4/2009 
SE-SS-26-110609 R0906411-028 11/06/2009 12/2/2009 12/7/2009 
SE-SS-27-110609 R0906411-029 11/06/2009 12/2/2009 12/7/2009 
SE-SS-28-110609 R0906411-030 11/06/2009 12/2/2009 12/7/2009 
SE-SS-29-110609 R0906411-031 11/06/2009 12/2/2009 12/7/2009 
SE-SS-30-110609 R0906411-032 11/06/2009 12/2/2009 12/7/2009 
SE-SS-31-110609 R0906411-033 11/06/2009 11/11/2009 12/2/2009 
SE-SS-32-110609 R0906411-034 11/06/2009 11/11/2009 12/3/2009 
SE-SS-33-110609 R0906411-035 11/06/2009 11/11/2009 12/3/2009 
SE-SS-34-110609 R0906411-036 11/06/2009 11/11/2009 12/3/2009 

 
2. Holding Times 
 

Method 680 states that the holding time limit for PCB homologs in water samples is 7 days to 
extraction and 40 days from extraction to analysis but does not state a holding time limit for PCB 
homologs in soil samples.  Therefore, the PCB Aroclor holding time limit for soil samples was 
utilized.  The holding time limit for PCB Aroclors in soil samples is 14 days to extraction and 40 
days from extraction to analysis.  This was met for all samples except for samples with 
laboratory IDs R0906411-020 through -32.   These samples were extracted on 12/2/2009 or 
approximately 13 to 14 days past the holding time.  Per the data validation guidance, detected 
results in theses samples were flagged “J” and the quantitation limits for no detected results were 
flagged “UJ”.  These results should be considered estimated.   
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3. Initial Calibration Results  
 

The initial calibration gave acceptable results.  The relative standard deviation (RSD) was less 
than 20 percent as required between calibration factors (CF). 
 

 
4.   Continuing Calibration Results 
 

The CF for each analyte calculated from the continuing calibration verification standard did not 
exceed a percent difference of more than ± 15 percent when compared to the mean CF from the 
initial calibration curve.   

 
5.   Blanks 
 

Method blanks were analyzed with the samples as required and were free of target compound 
contamination above the reporting limit.   
 

6. Surrogates 
 

The surrogates were not recovered in the samples.  According to the laboratory, the surrogates 
were all diluted out during the extraction process.  Because the surrogates were recovered in the 
QC samples with acceptable recoveries, no qualifications were applied.   
 

7. Matrix Spike (MS) and Matrix Spike Duplicate (MSD) Results 
 

CAS used samples SE-SS-01-110409, SE-SS-28-110409, and SE-SS-31-110409 for the spiked 
samples for MS/MSD analysis.  The amount of target analyte spiked in most of the samples was 
below the reporting limits.  Therefore, if a target analyte was not detected in the sample then the 
spiked amount was also not detected as it was below the reporting limit.  In addition, if the 
spiked amount is less than four times the sample concentration, then adequate recovery of the 
spike may be difficult especially if the sample was diluted after the spike was added.  Most spike 
recoveries were outside QC limits; however, adequate recovery of the spikes is not expected for 
the reasons listed.  No qualifications were applied.   

 
8.  Laboratory Control Sample (LCS) Results 

The LCS and LCS duplicate recoveries were within the laboratory-established QC limits for 
percent recovery and relative percent difference (RPD). 
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9. Field Duplicate Results 

Sample SE-SS05-110409-D is a field duplicate of sample SE-SS05-110409 and sample SE-
SS23-110509-D is a field duplicate of sample SE-SS23-110509.  The field duplicate results were 
evaluated by calculating the RPDs between the investigative and field duplicate sample results.  
Note that there is no established QC limit for RPD for field duplicates; however, 50 RPD is 
generally used for evaluation.   

For sample SE-SS05-110409 and its duplicate, there were no detections of target analytes in the 
samples indicating good correlation between the investigative sample and its duplicate.   

For sample SE-SS23-110409 and its duplicate, three target analytes were detected in the 
investigative sample and four target analytes were detected in the field duplicate.  The RPDs 
ranged from 12 to 21 percent indicating good correlation.  The field duplicate did contain one 
compound detection that the parent sample did not; however, the detected result was close to the 
reporting limit.     

10. Overall Assessment of Data 

The data are acceptable use as qualified based on the information received.     



ATTACHMENT 
 

CAS 
RESULTS SUMMARY WITH QUALIFIERS 


































































































